HUI/0HiiUU4/Oi/l««J 



H :^ 11 # ff 

JAPAN PATENT OFFICE 



19.11.2004 



This is to certify that the annexed is a true copy of the following application as filed 
with this Office. 



m m ^ n B 

Date of Application: 

ffi ® # 
Application Number: 

[ST. 10/C] : 



2003^11>^18H 

mm 2003-387965 
[JP2003-387965] 



HI M A 
Applicant(s): 



i' "Mi. 



Commissioner, 
Japan Patent Office 



200 5^ 1^ 60 



I 



^fcST AVAILABLE COPY 




ffiSE#-^ miE# 2004-31197 



#M 2003-387965 



1/E 



P2003-351 
C07D277/00 

if?iiirff?aTlTi:^?fe^if«lJ 1 8 2 

mim^mti±^^^^^i i s 2 
ifTimif^-m^k^ife^iftJ 1 8 2 
ifvairif?^H3;fe*?^^if#j 1 8 2 

000004466 
100117891 

m 

025737 
21,000R 

m 1 

r 1 



l^aS^^yt^^l 0102335 



mSE# 2004-3119774 



mm 2003-387965 



^-i/ : 1/ 



I'fbil 



-COOR 



^X'^" (1) 

R2 R3 

^^Sl 2 k^-^^ 3 -c^^ tL;i,^^ffitt4 - T ;va,;v^T :/U V > - 4 - :^ 

m2] 



COOR 



1X2 f^3 



^ ^""iiicOOR 



(2) 



R2 R3 



(3) 



) ^ 

m|iE# 2004-3119774 



#M 2003-387965 



^-v : 2/E 



^^3T'^$tts^^m4-T;w^;w^Tv''Jv>'-4-*;v'K^'m^;^7^;i'3iti-e<^ 



['fk4] 

y (r COOH 

HS NH2 (4) 

o 

11 



0R4 



R2- 



-0R5 



R3 



COOH 




(6) 



(7) 



^^Kf 4-?;tJt^T^/Ui;>-4-*;v^vmz-e(^m, ^v.M^fS^4-T;v 

* ^ T V U > - 4 - * JJ? > {i <^ ^ ^ ^ -r ^l^^ki- ^ ^ W*^ 6 gB«<7) 4 - 
T;vJ;WTV'J-:^>-4-5t;;v^>m^^x;vxti'^<^:^. ^v^(± 4 -T;v^;v^Ty 

lit SI 
\ PR 

> C (8) 

/ IDR 



ffiiE#2 004-3119774 



#02003-387965 



1/ 



^J^^-mXti-e^^mt^^ty::^. ^;^^;HkLT#'btt^-'^^i;j7i.JtL^4-T;V^^ 
f-T?V v>-4-pt7;v**^^m:i^^T-;vX{±'^<^m. ^v^i4-^^2:s.y'3-e7j^$tL;i,::fc 

-^^i4l^*tL;5>4-T;v^;v^TVVi^>-4-:*;v**>mi^r;vXt4-eo^. 
i±-^^ 2 :s.t;^ 3 -c^ ^ ^^ffite 4 - r jv ^ jv^ r > - 4 - * ;v ^m-^^ 

^ffi'l42-T;v^;vvXx^>X{i'^<^^ (iy^T. M#'Sr>§-t>-*-c2-T;v^;vi^;^-r^ 

>x{±'?-^:^<^ii^^'^^ m^izM^m^'m^r^^^. ^^'^^^H^lISio!; 

1 r^vM4-^^2 2S:i^3-tr^$tt;5» 4 -T;v^;v^Tyu i^^^- 4 -*;^*'>m■:^^7- 
[#s?=:ft:itil *s#i^^^6, 4 0 3. sso'^mmm 

I#fi^:S:it2 1 #PB 2003-201284 
10 0 0 5] 

ffiiE#2 004-3119774 



2003-3879 6. 5 



^-y: 2/ 



m^-r^iom^^^-^^ --^ liable 
mm ^ m^-r ^tztfxD^m] 

Xii^<D^^ ^v.fi-^^2^iF3T'^^tt^^^ffi1±4-T;v^;vf-Ty'J^^^-^ 

mmi^fzo 

mi^^Vmu mTo (1) (7) tcB^uyi. -^^i-C'^$fL^4-T;v^ 
(1) -«g^iT^$tL;&4-7;i-^;v^Ty';-:^>'-4-*;v**^i^^^-r;v3li4-?-<^ 




COOR 



(1) 



(2) -j^^2SLt^-^^3-e^$tL^^^Sti4-T;i'^;w^TVUi'>-4-*;v'K 
[<bi 01 




miE#2 004-3119774 



#M 2003-387965 : 3/ 



Utl 1] 

, ^omilCOOR 

.NH 



R2 R3 



(3) 



^3) -^^l~3*<^Ri*M^;V^trib^. (1) Xfi (2) Hia«<^^k^%o 

(4) ~3+<^Ri. R2®.U%7&**l-^^^V^'C'**- (3) twfB^<^'fb^%o 

(5) -^^1 ~3 *<^R7&M V^^JV^^ Rl^ R2> JtO%*«*t'^-f->'i'*'e*^. (4 

y y ,j _ 4_ ;v ^' ^ ti <7):^. ^ it 4 — T ^ ^ T V U v > - 4 

yf—jlg^ 3 4 - 7;i/if ;i/^T V^U - 4 - * ;l/*'>@l-3:-:^ 

l^bi 2] 



R 




1 3 ] 



o 



Rz'^'^Rs (5) 



Rz- 



['fb 1 4 1 
0R4 

-0R5 
R3 



(6) 



miE# 2004-3119774 



#M 2003-387965 



4/ 




tI?15t' v5v-4-Lv.-K>mxfi^om^-^x;Wb^^. (6) r.mm<o4 
-TJ^JJTv'Vi^>'-4-*;v**>'m^;^x;vX{i^<o^> ^vMi4-T;v^;v^T 

['(k 1 6 1 

;n <^ (8) 

/ OR 

ffiSEilt 2004-3119774 



#M 2003-387965 



5/ 



^ ^ ^ ;y ^ - A ^ O T > * - ^7 ^ ^ ^ ^ o 

ustus Liebigs Ann. Chem. ( ^ ^ ? ^ ) 6 9 7 1 4 0 - 1 5 

8 3 o^mm*^^m2o 03-20128 A-^^mi^^m^f^^^^^^^^^-^^^ ^ 

o 

ffiSEifiF2 004-3119774 



#lg 2003-387965 



6/ 



-^^7T4^n;5>4-T;v^;w^T:/Uv^>-4-*;v*'>mxii-^2?^;^t^ 



i x J ;w^zLiS-r * T ;v 3 - ;v fc m^^l^T -eRjS-t ^ ^^-^^ ^ >^ x ;v i' *t iSi" 

miE# 2004-3119774 



[2 003-387965 



^-v: 7/ 



^ ;^T;vn-;vi:LTii. ^^^-^v, ^°-^^7j^^ V/^.rL''.rx^^ffl 

!:4-Lv>i>mn-y^;K 2. 2. ^ " V U ^ v; V v > - 4 - ^^^^^^ 

-4- (R) -557;i/^>mmmm0.1g (47.8niinol) ?r^fe#i-tfeMHB t LT^r^o ^ > 

XH-NMR (90MHz. CDC 1 a ) 8 CPPf] 3. ^( IH d J 1 3 OHz) 
3. 3 0 (IH, d, Jl 3. OHz) , 1. 8 3 (3H. s) . 1. 8 1 (3H, s) . 1. 

ii^vSlsNols (ilO^^)C;47. 74 H;7 51 N;7 8 9 o;i8. 1 
5 S; 1 8. 2 8. m^m) C;47. 98.H;7. 48. N. 7. 99.0,18. 
2 6 , S ; 1 8 . 3 0 

•^^^^fr ^U Vf^^v/^ (R) -P!>;v^>-mi.8g (10.3mmol) 

aiiE#2 004-3119774 



#® 2003-387965 I 8/ 

^ISmUrMSL, N,N-y^-^;i'*;l/AT5 K^^ ^;VT-fe -;^4. 9g (41.2iiimol) ^rtin 

;i'^TVJ v^>'-4- (R) -*;Vj}?>m^f-;H.4g (7.4mmol) «r j|-fefft^i^ t LT#/c 

0 2,2,4-h'}j<^Jl^^TVV-Jy-4- (R) -:^y;V;K>'^;&*e<^^ilM{i72%-e* 

^ H-NMR (90MHz,CDCl3) <y [ppm] 1. 55-1. 61 (3HX3, s 
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^f-Jl/^TVU yv-4- (R) vyn tf;^0.43g (l.97mmol) ^grUfe^St^ 

!^fcLT#/Co 2, 2, 4- f ';p«^;Vf-TV'; v>-4- (R) - * 
^{i6 8%"^*>ofco 

^ H-NMR (9 OMHz, CDC 1 3 ) 5 [p pm] 1 . 2 7 (6H, d. J=6Hz) , 1 
. 53 (3H, s), 1. 60 (6H, s), 2, 4 (IH, s (br)), 3. 04 ( 
IH, d,J=12Hz), 3. 60 (IH, d, J=12Hz), 5. 06 (IH, hep, J 
= 6Hz) 

1 R [cm- M (KB rmm^) N-H 3 3 2 0 c m" ^ , C-H 2970, 2930 

, Rl/2 8 8 0 c m" ^ , C=0 1 7 3 0 c m~ ^ 
MS iEim m/z = 217, 202, 130 

ytm^^ C10H19NO2S (iffl^'ft) C;55. 20,h;8. 80,n;6. 3i,0;i 
4. 66,s;i4. 61, mnW) C;55. 26,H;8. 81,N;6. 44,0; 
14. 72,S;14. 75 

ISk^m [a]D -7 0. Odeg. (cO. 8 6 inCHaCh) 
[0 0 3 21 

2 . 2 . 4 - V ^f-^V-f-TV; v>-4- (R) -:»;V?K>^n--/'^JV(7>MTt 

2, 2. 4 - b 'J ^-^^^^TW i^>-4- (R) - * ;V;}^'>mo. 61g (3.5mmol) ^-^^-H 
>'10mUC^^L. N,N-v^f-;V*JVAT^ Kv n -:/-^;VT-feiJ' -;^2. 55g (12.5inmol) 
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?H-NMtf9 0m..CDCl3) a [ppm] C 94 (3H t J=6. 4Hz) 
1. 2 0- 1. 9 0 (4H. m, J=6. A^XfS. 5 Hz) • 1 ' ^ 4 - 1 6 0 ( 

3HX3. s) . 2. 71 (IH. s (br) ) 3. 05 (IH d =l2Hz) . 

3. 6 2 (IH. d. J=12Hz) . 4. 1 7 (2H. t_.^J=6 5Hz) 

IR[cm-M (KBrTUmft)N-H 3 3 2 1 c m ^ C-H 2 9 6 2.2 9 3 1 
^Xf2 8 7 3 cm- ' , C=0 1 7 3 2 cm 

MS (EI^) m/z = 2 3 1. 2 16, 13 0 

TH^^W C11H21NO2S m^^) C ; 5 7 . 2 4 , H , 9 2 1 . N . 5 9 8 O , 1 
3 9 7. S; 1 3. 6 8. mnm) C; 57. 1 1, H; 9. 1 5. N. 6. 0 5.0. 
13.83,S;13.86 

[ah -7 1. 4deg. (cO. 8 8 inCHaCh) 

10 0 3 3] 

2 2 4-n;^^^?7-/VS^>-4- (R) -^;V^-^m3.5g C20.0nunol) > ^ 

^txttL 2.2^4- huW;v^Tyu^:^v-4- (R) -*;v#>m^^^^#^^^ 

^H-NMR (90MHz. CDC13) ^ ePP«^3 J). 95 J=7Hz) 1 

. 5 5-1. 6 0 (3HX3. s) . 1. 9 5 (IH. m) . 2. 7 0 dH s (br 
) ) . 3. 0 8 (IH. d. J=12Hz) . 3. 6 1 (IH. d. J=l2Hz) . 3. 9 

5 (2H, d, J=7Hz) _ PU9QR9 9 Q ^ 0 

IR [cm- M (KB rmmm) N-H 3 3 19cm ^ C-H 2 9 6 2. 2 9 3 0 

S:t>'2 8 7 2 cm- ' , C=0 173 1cm ' 
MS (EI^) m/z = 2 3 1. 1 6 0. 1 3 0 

CnH2iN02S (tH^^i) C ; 5 6 . 9 8. H; 9. 3 3.N,5 9 1. 0.1 
^ 99, S; 13. 8 3. mnm) C; 5 7. 1 1, H; 9. 1 5. N. 6. 0 5, 0 
;13.83.S;13.86 

m^B. [a 3d -7 2. 8deg. (cO. 8 7 inCHaCh) 
[0 0 3 4] 

2 2 4-HJ>^^^-^7^-^'^'^'-^- ^-- -^^t..i€-^m0.92g (5.3imnol) 
viR^irMSL NN-^^;V^;VAT5 K':^t-^^^VT-fe^-;V4.24g (20.9mniol) ^ 

^IiTV''je/^>'-4- (R) -*;V^*>mt-:^^^v0.58g (2.5imnol) «r«fevS^%j: t 

'H-NMR\90mz. CDC13) . tPP-l ^ ^2' ""7 uA \ (Vr) 

OH 1 59 (3H. s . 1. 61 (3H. s) , 2. 7 (IH, s (br; 

) 3 0 3 ('iH. d, J=12Hz). 3. 53 (IH. d. J=12Hz) 
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IR[cm-M (KBrT^m^)N-H 3 3 1 7 c m" ^ C-H 2 9 6 2,2 9 3 1 
, -BLXf2 8 6 6 c m" ^ . C=0 1 7 3 6 cm ^ 

MS (Em) m/ 2 = 160.130 -..m-a nnn-i 

7n«^*f CnH2iN02S «aia)C;5 6. 9 2 . H ; 9 1 7 . N . 6 0 0 . O . 1 

3. 9 8. S; 1 3. 8 2. C:57. 11.H;9. 15, N. 6. 05.0 

; 1 3. 8 3. S; 1 3. 8 6 

MitU [a]D-80. 2deg. (cO. 9 2 inOfeCh) 

ir;&ffl^r>fb'^ti-e«>;i>-^S:i T^^^tLS 4 -7;^^;v^tv'u ^ - 
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